exp_7301

Sample ID: exp_7301

Crystal Data and Experimental

Experimental. Single None None None ? -shaped crystals
of exp_7301 were obtained by recrystallisation from .... A
suitable crystal ? x? x? mm3 was selected and mounted
on a suitable support on an XtaLAB Synergy-ED, HyPix-ED,
electron source at 200keV diffractometer. The crystal was
kept at a steady T = 175.00(10) K during data collection.
The structure was solved with the ShelXT 2018/2
(Sheldrick, 2018) structure solution program using the
Intrinsic Phasing solution method and by using Olex2
(Dolomanov et al.,, 2009) as the graphical interface. The
model was refined with version 2018/3 of ShelXL 2018/3
(Sheldrick, 2015) using Least Squares minimisation.

Crystal Data. CHNOAI, M,= 70.01, monoclinic, 12/a (No.
15), a= 6.553(2) A, b= 7.480(3) A, c= 18.995(6) A, =
93.74(4)°, a= y=90°, V= 929.1(6) A3, T = 175.00(10) K,
Z=1, Z'= 0.125, y(electron) = 0.000, 2224 reflections
measured, 800 unique (Rin: = 0.1790) which were used in
all calculations. The final wR> was 0.5159 (all data) and R;
was 0.1925 (1> 2(1)).
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Structure Quality Indicators

Experimental Extended. A None None None ? -shaped crystal with dimensions ? x? x? mm3 was
mounted on a suitable support. Data were collected using an XtaLAB Synergy-ED, HyPix-ED, electron
source at 200keV diffractometer operating at T=175.00(10) K.

Data were measured using continuous rotation electron diffraction of 0.2° per frame for 0.2 s using
electron radiation. The diffraction pattern was indexed and the total number of runs and images was
based on the strategy calculation from the program CrysAlisPro (Rigaku) The maximum resolution that
was achieved was @= 0.898° (0.80 A).

The diffraction pattern was indexed The diffraction pattern was indexed and the total number of runs
and images was based on the strategy calculation from the program CrysAlisPro (Rigaku) and the unit
cell was refined using CrysAlisPro (Rigaku, V1.171.44.70a, 2024) on 500 reflections, 22% of the
observed reflections.

Data reduction, scaling and absorption corrections were performed using CrysAlisPro (Rigaku,
V1.171.44.70a, 2024). The final completeness is 83.90 % out to 0.898° in @. No absorption correction
was performed. The absorption coefficient u of this material is 0.000 mm-?! at this wavelength (A=
0.025A) and the minimum and maximum transmissions are 0 and 0.

The structure was solved and the space group I2/a (# 15) determined by the ShelXT 2018/2 (Sheldrick,
2018) structure solution program using Intrinsic Phasing and refined by Least Squares using version
2018/3 of ShelXL 2018/3 (Sheldrick, 2015). All non-hydrogen atoms were refined anisotropically.
Hydrogen atom positions were calculated geometrically and refined using the riding model. Most
hydrogen atom positions were calculated geometrically and refined using the riding model, but some
hydrogen atoms were refined freely.

Table 1: Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement Parameters (A2x103)
for exp_7301. Ue is defined as 1/3 of the trace of the orthogonalised Uj;.

Atom X y Z Ueq
Al0O 5000 5000 5000 29.1(16)
€002 2700(30) 3260(20) 6026(6)  29.1(16)
0003 1110(20) 3220(15) 5630(5)  29.1(16)
0004 4510(20) 3699(17) 5822(5)  29.2(16)
0005 2500 6120(30) 5000 28.9(16)
€006 4340(30) 3166(18) 7243(6)  29.1(16)
€007 2470(30) 2800(20) 6788(7)  29.1(16)
€008 740(30) 2084(19) 7030(6)  29.2(16)
N1 -1080(40) 1860(30) 6628(10)  29.2(16)

Table 2: Anisotropic Displacement Parameters (x104) exp_7301. The anisotropic displacement factor
exponent takes the form: -272[h2a*2 x U11+ ... +2hka* x b* x U1z2]

Atom Ui1 U2z Uss Uzs Uiz Uiz
Al0O 48(3) 39(3) -0.6(18) 0.4(6) -5(2) -0.2(6)
€002 48(3) 39(3) -0.6(17) 0.6(6) -4.6(19) -0.2(6)
0003 48(3) 39(3) -0.6(17) 0.6(6) -4.5(19) -0.2(6)

0004 48(3) 39(3) -0.6(17) 0.6(6) -4.5(19) -0.1(6)



Atom Ui Uz Uss Uiz Uiz
0005 48(3) 39(3) -1.5(18) 0 -5(2) 0
C006 48(3) 39(3) -0.6(17) 0.7(7) -5(2) -0.2(7)
Cc007 48(3) 39(3) -0.6(17) 0.7(7) -5(2) -0.2(7)
Cc008 48(3) 39(3) -0.6(17) 0.7(7) -5(2) -0.2(7)
N1 48(3) 39(3) -0.6(18) 0.6(7) -5(2) -0.3(7)
Table 3: Bond Lengths in A for exp_7301.

Atom Atom Length/A Atom Atom Length/A
Al00 0003t 1.904(10) €002 C007 1.505(18)
Al00 00032 1.904(10) C006 C007 1.476(19)
Al00 00043 1.885(11) C006 C008* 1.397(16)
Al00 0004 1.885(11) Cc007 €008 1.36(2)
Al00 0005 1.840(9) €008 N1 1.38(3)
Al00 00053 1.840(9) —

€002 0003 1.242(17) 11/2+x,1-y,+7; 21/2-%,+y,1-2; 31-x,1-y,1-7;
€002 0004 1.32(2) 41/2-x,1/2-y,3/2-2

Table 4: Bond Angles in ° for exp_7301.

Atom Atom Atom Angle/® Atom Atom Atom Angle/’
0003t AlI0O 00032 180.0 0003 C002 C007 116.5(16)
00043 AlI0O 00032 94.7(5) 0004 C002 C007 119.2(11)
0004 AlI0O 0003t 94.7(5) €002 0003 Al00Q! 129.5(11)
0004 Al0O 00032 85.3(5) €002 0004 Al0O 125.3(9)
00043 AlO0O 00031 85.3(5) Al0O! 0005 Al0O 125.8(11)
0004 AlO0O 00043 180.0(8) C008* C006 C007 118.3(17)
00053 AlI0O 0003t 89.2(6) C006 Co07 C002 113.0(15)
0005 AlI0O 00032 89.2(6) €008 Co07 C002 123.5(12)
0005 AlI0O 0003t 90.8(6) €008 Co07 C006 123.5(12)
00053 Al0O 00032 90.8(6) C007 Cco08 C006* 118.0(13)
00053 AlO0O 00043 92.1(5) C007 C008 N1 124.7(14)
00053 AlO0O 0004 87.9(5) N1 Cco08 C006* 116.5(19)
0005 AI0O 0004 92.1(5) —_—

0005 Al0O 00043 87.9(5) 11/2-x,+y,1-7; 21/2+4%,1-y,+7; 31-x,1-y,1-7;
0005 AI0O 00053 180.0 41/2-x,1/2-y,3/2-z

0003 €002 0004 124.3(12)

Table 5: Hydrogen Fractional Atomic Coordinates (x104) and Equivalent Isotropic Displacement Parameters
(A2x103) for exp_7301. U, is defined as 1/3 of the trace of the orthogonalised Uj.

Atom X y VA Ueq
H006 5723.68 3618.1 7019.77 35
HO005 2200(110) 7350(40) 4850(30) 27(18)

Table 6: Atomic Occupancies for all atoms that are not fully occupied in exp_7301.

Atom  Occupancy
N1 0.5
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